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via syringe. All solvents were distilled prior to use
according to standard procedures. THF was distilled over
sodium. For chromatography, 100-200 mesh silica gel
(Qindao, China) was employed. IR spectra were recorded
with a Nicolet SMX-S infrared spectrometer. HPLC
analysis was performed at HP 1100 apparatus with Chiracel
column. Mass spectra were obtained on a VG ZAB-HS mass
spectrometer.

3.2. General procedure for the reaction of methyl
diazoacetate with aryl (N-tosyl)imines

(a) With DBU as the base. To a solution of methyl
diazoacetate (1.0 mmol) in anhydrous MeCN (8 mL) was
added DBU (0.25 mmol) at room temperature under N,.
Then the imine (0.85 mmol) was added. The reaction
mixture was stirred at room temperature for about 1 h. The
solvent was removed and the crude product was purified by
column chromatography with petroleum ether/EtOAc.

(b) With NaH as the base. To a solution of methyl
diazoacetate (1.0 mmol) in anhydrous THF (8 mL) was
added 60% NaH (43 mg, 1.25equiv), then the imine
(0.85 mmol) was added, the reaction mixture was stirred
for 1 h and quenched with saturated aqueous NaHCO; at
0 °C. The resulting slurry was extracted with CH,Cl, (3 X
15 mL). Usual work up gave a crude product, which was
purified by column chromatography.

3.2.1. Methyl 2-diazo-3-phenyl-3-[(N-tosyl)amino] pro-
panoate (3a). IR (film) 3262, 2097, 1691 cm~'; 'H NMR
(CDCl3, 200 MHz) 6 2.43 (s, 3H), 3.62 (s, 3H), 5.33 (d, /=
7.6 Hz, 1H), 5.60 (w, 1H), 7.28-7.30 (m, 7H), 7.35 (d, J=
8.2 Hz, 2H); '*C NMR (CDCls, 75 MHz) 6 21.2, 51.7, 53.2,
126.0, 126.8, 128.0, 128.5, 129.2, 136.7, 137.3, 143.3,
165.4; EI-MS (m/z, relative intensity) 331 [(M—28)", 16],
260 (17), 164 (20), 139 (40), 91 (100). Anal. Calcd for
C7H704N38S: C, 56.81; H, 4.77; N, 11.69. Found: C, 56.84,
H, 4.79; N, 11.68.

3.2.2. Methyl 2-diazo-3-(p-phenyl)phenyl-3-[(V-tosyl)-
amino]propanoate (3b). IR (film) 3265, 2098, 1697 em” L
"H NMR (CDCl;, 300 MHz) 6 2.40(s, 3H), 3.61(s, 3H), 5.40
(d, J=7.5Hz, 1H), 5.89 (d, J=7.5 Hz, 1H), 7.26-7.55 (m,
11H), 7.75 (d, J=8.4 Hz, 2H); '*C NMR (CDCls, 75 MHz)
021.4,51.9,53.5,126.7, 126.9, 127.1, 127.4, 128.7, 129.5,
136.4, 136.8, 140.1, 141.1, 143.6, 165.6; EI-MS (m/z,
relative intensity) 407 [(M—28)+, 541, 375 (6), 220 (33),
193 (42), 164 (76), 91 (100); HRMS calcd for C,3H, NSO,
(M—28)1407.1191, found 407.1200.

3.2.3. Methyl 2-diazo-3-(p-fluoro)phenyl-3-[(N-tosyl)-
amino]propanoate (3c). IR (KBr) 3442, 2113, 1687 cm ™ b
"H NMR (CDCl;, 300 MHz) 6 2.44 (s, 3H), 3.61(s, 3H), 5.32
(d,J=4.5Hz, 1H),5.72 (s, 1H), 6.95-7.01 (m, 2H), 7.23-7.31
(m, 4H), 7.72 (d, J=18.4 Hz, 2H); '*C NMR (CDCl;, 75 MHz)
0 215,519,534, 115.6, 115.9, 127.1, 128.1, 128.2, 129.6,
133.4,136.8, 143.9, 165.5; EI-MS (m/z, relative intensity) 349
[(M—28)",27],164(29), 155 (32),91 (100); HRMS calcd for
C7H;(NSO,F (M —28)"349.0784, found 349.0794.

3.2.4. Methyl 2-diazo-3-(p-chloro)phenyl-3-[(N-tosyl)-
amino]propanoate (3d). IR (KBr) 3548, 2111, 1686 cm ™ L

'H NMR (CDCl;, 300 MHz) 6 2.44 (s, 3H), 3.59 (s, 3H),
5.31(d,J=7.4 Hz, 1H),5.73(d, J=7.4 Hz, 1H), 7.19-7.36 (m,
6H), 7.71 (d, J=8.1 Hz, 2H); '*C NMR (CDCl;, 50 MHz) 6
21.5, 52.0, 53.6, 127.1, 127.8, 129.0, 129.7, 134.4, 136.1,
136.8, 143.9, 165.5; EI-MS (m/z, relative intensity) 365 [(M —
28), 1001, 333 (14), 304 (6), 178 (12), 91 (5); HRMS calcd
for C;7H;sNSO3°Cl (M—28) " 365.0489, found 365.0497.

3.2.5. Methyl 2-diazo-3-(o-methyl)phenyl-3-[(N-tosyl)-
amino]propanoate (3e). IR (film) 3266, 2097, 1697 cm” b
'"H NMR (CDCls, 300 MHz) 6 2.23 (s, 3H), 2.43 (s, 3H), 3.62
(s, 3H), 5.27 (d, J=5.0 Hz, 1H), 5.50 (d, J=5.0 Hz, 1H),
7.15-7.30 (m, 6H), 7.75 (d, J=8.4 Hz, 2H); '*C NMR
(75 MHz) 6 18.9,21.4,50.1,125.9,126.3,127.2,128.2,129 4,
130.8, 135.1, 136.6, 143.5, 165.6; EI-MS (m/z, relative
intensity) 345 [(M—28)", 10], 274 (9), 258 (8), 158 (28),
130 (58), 91 (100); HRMS calcd for C;gH,;oNO,S 345.1035,
found 345.1037.

3.2.6. Methyl 2-diazo-3-(p-methoxy)phenyl-3-[(N-tosyl)-
amino]propanoate (3f). IR (KBr) 3446, 2103, 1684 cm ™~ L
"H NMR (CDCls;, 200 MHz) 6 2.43 (s, 3H), 3.62 (s, 3H),
3.77 (s, 3H), 5.28 (d, J=7.2 Hz, 1H), 5.52 (d, J=7.2 Hz,
1H), 6.79-6.85 (m, 2H), 7.15-7.21 (m, 2H), 7.29 (d, J=
8.6 Hz, 2H), 7.73(d, J=8.2 Hz, 2H); '*C NMR (CDCls,
50 MHz) 6 21.5,51.9,53.5,55.3, 114.2, 127.2, 127.6, 129.6,
129.6, 136.8, 143.7, 159.6, 165.7; EI-MS (m/z, relative
intensity) 361 [(M—28)", 26], 329 (6), 290 (19), 164 (44),
147 (48), 132 (52), 91 (100). Anal. Calcd for C;3H;905N5S:
C, 55.52; H, 4.92; N, 10.79. Found: C, 55.62; H, 4.99; N,
10.75.

3.2.7. Methyl 2-diazo-3-(m-trifluoromethyl)phenyl-3-
[(ZV-tosyl)amino]propanoate (3g). IR (KBr) 3452, 2104,
1645 cm™'; '"H NMR (CDCls, 300 MHz) 6 2.36 (s, 3H),
3.57 (s, 3H), 5.37 (d, J=7.8 Hz, 1H), 5.99 (d, J=7.8 Hz,
1H), 7.20-7.66 (m, 8H); '*C NMR (CDCls, 75 MHz) 6 21.4,
52.0, 53.7, 123.2, 125.1, 127.0, 127.3, 129.4, 129.7, 129.8,
130.9, 136.7, 138.7, 144.0, 165.4; EI-MS (m/z, relative
intensity) 399 [(M—28)7", 6], 164 (22), 155 (24), 139 (32),
91 (100); HRMS calcd for C;gH;,NO4SF5 399.0752, found
321.0761.

3.2.8. Methyl 2-diazo-3-(m-bromo)phenyl-3-[(N-tosyl)-
amino]propanoate (3h). IR (KBr) 3213, 2106, 1673 cm ™ !;
"H NMR (CDCls, 300 MHz) 6 2.43 (s, 3H), 3.61 (s, 3H), 5.33
(d, J=8.0Hz, 1H), 5.94 (d, /J=8.0 Hz, 1H), 7.13-7.69 (m,
6H), 7.71 (d, J=1.8 Hz, 2H); '>*C NMR (CDCls, 75 MHz) ¢
21.5, 52.0, 53.4, 122.8, 124.9, 127.0, 1294, 130.3, 131.4,
136.7,139.8, 143.9, 165.4; EI-MS (m/z, relative intensity) 409
[(M—28)",5],279 (18), 167 (28), 149 (100); HRMS calcd for
C,7H;¢NSOZ’Br: 408.9983, found 408.9983.

3.2.9. Methyl 2-diazo-3-(m-cyano)phenyl-3-[(V-tosyl)-
amino]propanoate (3i). IR (KBr) 3427, 2103, 1749 cm ™ ';
"H NMR (CDCls, 300 MHz) 6 2.45 (s, 3H), 3.62 (s, 3H), 5.23
(d, J=8.8 Hz, 1H), 6.07 (d, /=8.8 Hz, 1H), 7.27-7.82 (m,
8H); '>*C NMR (CDCls, 75 MHz) 6 21.5, 52.1, 53.4, 112.7,
118.2,126.2, 126.9, 129.6, 129.7, 131.0, 131.8, 136.6, 139.2,
144.1, 165.3; EI-MS (m/z, relative intensity) 356 [(M—28)",
18],292 (4), 164 (16), 155 (25),91 (100), 65 (20); HRMS calcd
for C;gH 6N,SO, 356.0831, found 356.0827.



3.2.10. Methyl 2-diazo-3-(2,4-dichloro)phenyl-3-[(N-
tosyl)amino]propanoate (3j). IR (KBr) 3189, 2110,
1659 cm ™ '; "H NMR (CDCls, 300 MHz) 6 2.42 (s, 3H),
3.59 (s, 3H), 5.58 (d, J=8.2 Hz, 1H), 6.21 (d, J=8.2 Hz,
1H), 7.13-7.40 (m, 5H), 7.71 (d, J=8.1 Hz, 2H); '*C NMR
(CDCl5, 75 MHz) 6 21.4, 51.2, 51.9, 127.0, 127.2, 1294,
129.5, 129.6, 132.8, 133.8, 134.5, 136.6, 143.9, 165.4;
EI-MS (m/z, relative intensity) 399 [(M—28)", 8], 364
(10), 332 (9), 164 (16), 155 (30), 91 (10); HRMS calcd for
C,7H;5sNO4SCl, 399.0099, foundd, 2,4-dichloro)phenyl-3- (
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J=9.6 Hz, 1H), 6.92 (d, J=8.4 Hz, 2H), 7.05-7.26 (m, 4H),
747 (d, J=8.4 Hz, 2H); >C NMR (CDCl3, 100 MHz) 6
21.4, 52.9, 58.5, 73.3, 126.9, 128.4, 128.9, 129.4, 1334,
134.2, 137.4, 143.4, 171.3; EI-MS (m/z, relative intensity)
294 [(M—89)™, 63], 155 (83), 91 (100); HRMS calcd for
C4H;3NSO,CI: 294.0356, found 294.0362.

3.3.5. trans-Methyl 2-hydroxy-3-(o-methyl)phenyl-3'-(N-
tosylamino)Propanoate (4e). IR (KBr) 3445, 2361,
1750 cm™'; 'H NMR (CDCl;, 300 MHz) 6 2.20 (s, 3H),
2.32 (s, 3H), 3.17 (br, 1H), 4.54 (dd, J=4.2, 6.6 Hz, 1H),
5.94 (dd, J=4.2, 9.3 Hz, 1H), 5.74 (br, 1H), 6.91-7.16 (m,
6H), 7.50 (d, J=8.4 Hz, 2H); '*C NMR (CDCl;, 75 MHz) 6
19.0, 21.4, 52.5, 54.2, 72.9, 126.1, 126.8, 127.1, 127.9,
129.2,130.4, 133.7, 135.3, 137.4, 143.1, 171.8; EI-MS (m/z,
relative intensity) 274 [(M—89)", 100], 155 (54), 91 (100);
MS (MALDI-TOF): 402 M+K)*, 386 (M+Na)*; HRMS
calcd for C;5H (NSO, 274.0902, found 274.0902.

3.3.6. trans-Methyl 2-hydroxy-3-(p-methoxyl)phenyl-3'-
(N-tosylamino)propanoate (4f). IR (film) 3286, 1741,
1252 cm™'; '"H NMR (CDCl;, 400 MHz) 6 2.34 (s, 3H),
2.94 (d, J=6.8 Hz, 1H), 3.66 (s, 3H), 3.73 (s, 3H), 4.50 (dd,
J=3.4,6.8 Hz, 1H), 4.78 (dd, /J=3.4, 9.5 Hz, 1H), 5.65 (d,
J=9.5Hz, 1H), 6.63 (d, J=79Hz, 2H), 691 (d, J=
7.9 Hz, 2H), 7.08 (d, J=8.1 Hz, 2H), 7.52 (d, /J=8.2 Hz,
2H); 13C NMR (CDCl;, 100 MHz) 6 21.4, 52.7, 55.2, 58.6,
73.6,113.6, 126.9, 127.0, 128.5, 129.3, 137.6, 143.0, 159.4,
171.6; EI-MS (m/z, relative intensity) 290 [(M — 89)+, 100],
134 (23), 91 (84); HRMS calcd for C;5H;405NS: 290.0851,
found 290.0845.

3.3.7. trans-Methyl 2-hydroxy-3-(m-bromo)phenyl-3’-
(N-tosylamino)proPanoate (4h). IR (film) 3283, 1741,
1333, 1160 cm ™~ '; "H NMR (CDCls, 300 MHz) 6 2.32 (s,
3H), 3.35 (d, J=5.9 Hz, 1H), 3.67 (s, 3H), 4.57 (dd, J=3.3,
5.9 Hz, 1H), 4.81 (dd, /=3.3, 9.6 Hz, 1H), 6.15 (d, J=
9.6 Hz, 1H), 6.98-7.52 (m, 8H); '*C NMR (CDCl;,
50 MHz) 6 21.4, 52.8, 58.7, 73.4, 122.2, 126.2, 126.7,
126.8, 129.3, 129.7, 130.7, 130.9, 136.9, 137.0, 143.3,
171.3; EI-MS (m/z, relative intensity) 340 [(M—89)+, 63],
338 (60), 155 (100), 91 (99), 77 (20), 51 (11); HRMS calcd
for C4H50,NSBr: 337.9850, found 337.9848.

3.3.8. trans-Methyl 2-hydroxy-3-(m-cyano)phenyl-3'-(N-
tosylamino)propanoate (4i). IR (film) 3271, 1742, 1333,
1159 cm™'; "H NMR (CDCls, 400 MHz) 6 2.37 (s, 3H),
298 (d, J=5.2 Hz, 1H), 3.69 (s, 3H), 4.55 (dd, /=34,
5.2Hz, 1H), 4.87 (dd, J=3.4, 9.3 Hz, 1H), 5.68 (d, J=
9.3 Hz, 1H), 7.10-7.50 (m, 8H); '*C NMR (CDCl;,
75MHz) 6 21.4, 53.0, 58.4, 73.1, 112.3, 118.0, 126.8,
129.0, 129.5, 131.3, 131.6, 132.1, 136.4, 137.1, 143.7,
171.1; EI-MS (m/z, relative intensity) 286 [(M—89)+, 14],
285 (78), 156 (10), 155 (93), 91 (100), 65 (22); HRMS calcd
for C;5H30,N,S: 285.0698, found 285.0693.

3.3.9. trans-Methyl 2-hydroxy-3-(2,4-dichloro)phenyl-3'-
(N-tosylamino)propanoate (4j). IR (KBr) 3447, 2361,
1631 cm™!; '"H NMR (CDCls, 300 MHz) 6 2.35 (s, 3H),
3.08 (d, J=6.6 Hz, 1H), 3.68 (s, 3H), 4.59 (dd, J=3.9,
6.6 Hz, 1H), 5.33 (d, /=3.9, 9.7 Hz, 1H), 5.80 (d, J=
9.7Hz, 1H), 6.97-7.57 (m, 7H); '*C NMR (CDCls,
75MHz) 6 21.4, 29.7, 52.8, 54.6, 72.5, 126.9, 127.1,

129.4, 1304, 131.5, 133.6, 134.6, 136.8, 143.6, 171.5;
EI-MS (m/z, relative intensity) 328 [(M—89)7", 52], 155
(74), 91 (100); MS (MALDI-TOF): 456 (M+K)™", 440
(M+Na)*, 418 (M+H)"; HRMS for C;4H;,NSO3°Cl,
327.9966, found 327.9968.

3.3.10. trans-Methyl 2-hydroxy-3-(2,6-dichloro)phenyl-
3'-(N-tosylamino)propanoate (4k). IR (KBr) 3450, 2362,
1745 cm ™ '; '"H NMR (CDCls, 300 MHz) 6 2.29 (s, 3H),
2.86 (d, J=9.3 Hz, 1H), 3.86 (s, 3H), 4.62 (t, J=9.3 Hz,
1H), 5.44 (dd, J=9.3, 11.1 Hz, 1H), 6.03 (d, J=11.1 Hz,
1H), 6.99-7.28 (m, 6H), 7.56-7.61 (m, 2H); >*C NMR
(CDCls, 75 MHz) 6 21.4, 29.7, 52.9, 56.8, 71.5, 126.7,
128.6, 129.2, 129.5, 129.7, 131.5, 133.3, 136.8, 143.3,
172.5; EI-MS (m/z, relative intensity) 328 [(M—89)", 46],
155 (58), 91 (100); MS (MALDI-TOF): 456 M+K) ™, 440
(M+Na)*; HRMS for C;4H;,NSO3°Cl, caled 327.9966,
found 327.9973.

3.4. General procedure for the hydrogenation of o-0xo
compounds 6a—f catalyzed with Pd/C

To a solution of a-oxo compound 6a—f (0.1 mmol) in
anhydrous MeOH (15 mL) was added 10% Pd/C catalyst
(10 mg). The reaction mixture was stirred for 24 h under
1 atm hydrogen atmosphere. Then Pd/C catalyst was
removed by fast column chromatography with MeOH as
the eluent. The solvent was evaporated to give a crude
residue, which was purified by column chromatography
with petroleum ether, CHCl;, and MeOH to give the pure
product of 5a—f. The melting points of white solid Sa—f were
not obtained due to the isomerization of syn and anti at high
temperature.

3.4.1. cis-Methyl 2-hydroxy-3-phenyl-3'-(N-tosylamino)-
propanoate (5a). IR (film) 3281, 1738, 1158 cm™'; 'H
NMR (CDCls, 300 MHz) 6 2.32 (s, 3H), 3.31 (d, J=4.5 Hz,
1H), 3.76 (s, 3H), 4.35 (dd, J=4.5, 2.4 Hz, 1H), 4.85 (dd,
J=9.2,2.4Hz, 1H), 5.75 (d, J=9.2 Hz, 2H), 7.07-7.26 (m,
7H), 7.53 (d, J=8.7 Hz, 2H); '*C NMR (CDCl;, 100 MHz)
021.4,53.2,58.9, 74.2, 126.9, 127.0, 127.8, 128.4, 129.3,
137.4, 137.5, 143.2, 172.5. EI-MS (m/z, relative intensity)
260 [(M—89)", 100], 155 (41), 91 (54). MS (MALDI-
TOF) 388 (M+K)*, 372 (M+Na)*. Anal. Calcd for
C7Ho0sNS: C, 58.44; H, 5.48; N, 4.01. Found: C, 58.39;
H, 5.63; N, 3.76.

3.4.2. cis-Methyl 2-hydroxy-3-(p-phenyl)phenyl-3'-(N-
tosylamino)propanoate (5b). IR (KBr) 3303, 1708 em” L
"H NMR (CDCls, 300 MHz) 6 2.28 (s, 3H), 3.34 (d, J=
4.2 Hz, 1H), 3.78 (s, 3H), 4.39 (br, 1H), 4.91(d, /=9.8 Hz,
1H), 5.75 (d, J=9.8 Hz, 1H), 7.06-7.55 (m, 13H); *C
NMR (CDCl;, 75 MHz) 6 21.4, 53.3, 58.8, 74.2, 126.9,
127.1, 127.4, 128.8, 129.3, 136.3, 136.4, 137.5, 137.6,
140.5, 140.8, 143.2, 172.5; EI-MS (m/z, relative intensity)
336 [(M—89)", 100], 180 (18), 155 (36), 91 (83). MS
(MALDI-TOF): 448 (M+K)", 464 (M+Na)". Anal.
Calcd for Cy3H,30sNS: C, 64.92; H, 5.45; N, 3.29.
Found: C, 65.08; H, 5.30; N, 3.14.

3.4.3. cis-Methyl 2-hydroxy-3-(p-fluoro)phenyl-3’-(N-
tosylamino)Propanoate (5¢). IR(KBr) 3445, 2361,
1713 ecm™'; '"H NMR (CDCls, 300 MHz) 6 2.34 (s, 3H),
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3.45 (br, 1H), 3.77 (s, 3H), 4.32 (s, 1H), 4.83 (dd, J=2.1,
9.9 Hz, 1H), 5.93 (d, J=9.9 Hz, 1H), 6.79-7.14 (m, 6H),
7.52 (d, J=38.4 Hz, 2H); '3*C NMR (CDCls, 50 MHz) 6 21.3,
53.2, 58.4, 74.2, 115.0, 115.3, 126.9, 128.7, 128.8, 129.3,
133.2, 137.4, 1433, 160.6, 163.9, 172.4; EI-MS (m/z,
relative intensity) 278 [(M—89) ™, 68], 155 (66), 91 (100);
HRMS caled for C;4H,3NSO,F: 278.0651, found 278.0648.

3.4.4. cis-Methyl 2-hydroxy-3-(p-chloro)phenyl-3’'-(N-
tosylamino)Propanoate (5d). IR (KBr) 3448, 2361,
1740 cm ™ '; 'H NMR (CDCls, 400 MHz) 6 2.34 (s, 3H),
3.16 (d, J=4.0Hz, 1H), 3.76 (s, 3H), 4.35 (dd, J=4.0,
2.3 Hz, 1H), 4.85 (dd, J=2.3, 9.8 Hz, 1H), 547 (d, J=
9.8 Hz, 1H), 7.09-7.20 (m, 6H), 7.52 (d, J=8.3 Hz, 2H);
13C NMR (CDCls, 100 MHz) 6 21.4, 53.3, 58.9, 74.1, 126.8,
127.0, 127.9, 128.4, 129.3, 137.4, 137.5, 143.2, 172.4.
EI-MS (m/z, relative intensity) 327 [(M—56)", 5], 294
[(M—89)", 14], 260 (100), 155 (76), 91 (100); HRMS
calcd for C4H;3NSO,Cl: 294.0356, found 294.0357.

3.4.5. cis-Methyl 2-hydroxy-3-(o-methyl)phenyl-3'-(V-
tosylamino)propanoate (5e¢). IR (KBr) 3269, 2361,
1749 cm ™ '; 'TH NMR (CDCls, 300 MHz) 6 2.29 (s, 3H),
3.44 (br, 1H), 3.79 (s, 3H), 4.24 (br, 1H), 5.15 (dd, J=2.1,
9.7 Hz, 1H), 6.02 (d, /J=9.7 Hz, 1H), 6.95-7.10 (m, 6H),
7.48 (d, J=8.4 Hz, 2H); '3*C NMR (CDCls, 75 MHz) 6 19.1,
21.3, 53.2, 54.9, 73.1, 126.0, 126.8, 127.4, 129.1, 130.2,
134.3, 135.3, 137.3, 142.9, 172.7; EI-MS (m/z, relative
intensity) 274 [(M—89)™", 74], 155 (58), 91 (100); HRMS
caled for C;sH;NSO,: 274.0902 [(M—89)"], found
274.0904.

3.4.6. cis-Methyl 2-hydroxy-3-(p-methoxyl)phenyl-3'-(N-
tosylamino)propanoate (5f). IR (film) 3282, 1739, 1250,
1158 cm™'; '"H NMR (CDCls, 200 MHz) 6 2.33 (s, 3H),
3.32 (d, J=4.6 Hz, 1H), 3.74 (s, 6H), 4.31 (dd, /=24,
4.6 Hz, 1H), 4.78 (dd, /J=2.4, 9.6 Hz, 1H), 5.71 (d, J=
9.6 Hz, 1H), 6.66-6.71 (m, 2H), 7.03-7.26 (m, 4H), 7.53 (d,
J=28.6 Hz, 2H); '*C NMR (CDCls, 50 MHz) ¢ 21.4, 53.1,
55.2, 58.6, 74.3, 113.7, 127.0, 128.0, 129.2, 129.4, 137.5,
143.0, 159.1, 172.6; EI-MS (m/z, relative intensity) 290
[(M—89)", 100], 155 (38), 134 (21), 92 (10); HRMS calcd
for C;5H;s03NS: 290.0851, found 290.0844.
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